Key indicators: single-crystal X-ray study; T = 298 K; mean (C-C) = 0.005 Å; R factor = 0.044; wR factor = 0.112; data-to-parameter ratio = 8.6.
Experimental
Crystal data C 19 H 23 N 3 O 2 M r = 325.40 Orthorhombic, P2 1 2 1 2 1 a = 7.4097 (5) Å b = 12.7313 (7) Å c = 18.2648 (9) Å V = 1723.01 (17) Å 3 Z = 4 Cu K radiation = 0.66 mm À1 T = 298 K 0.20 Â 0.05 Â 0.02 mm
Data collection
Enraf-Nonius CAD-4 diffractometer Absorption correction: scan (CORINC; Drä ger & Gattow, 1971) T min = 0.879, T max = 0.986 4023 measured reflections 1889 independent reflections 1269 reflections with I > 2(I) R int = 0.056 3 standard reflections every 60 min intensity decay: 2% Refinement R[F 2 > 2(F 2 )] = 0.044 wR(F 2 ) = 0.112 S = 1.00 1889 reflections 219 parameters H-atom parameters constrained Á max = 0.14 e Å À3 Á min = À0.16 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Symmetry codes: (i) x þ 1 2 ; Ày À 1 2 ; Àz þ 1; (ii) x; y þ 1; z.
Data collection: CAD-4 Software (Enraf-Nonius, 1989 ); cell refinement: CAD-4 Software; data reduction: CORINC (Drä ger & Gattow, 1971); program(s) used to solve structure: SIR97 (Altomare et al., 1999); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: ORTEPIII (Burnett & Johnson, 1996) ; software used to prepare material for publication: PLATON (Spek, 2009).
Comment
Ergometrinine is one of the main ergot alkaloids produced by the fungus Claviceps purpurea on cereal grains in the field.
Contamination of flour and cereal based foods with ergot alkaloids including ergometrinine has previously been reported (Crews et al., 2009 , Müller et al., 2009 . The biologically inactive C8-(S)-isomer ergometrinine (Pierri et al., 1982) can be converted to the biologically active C8-(R)-isomer ergometrine and vice versa (Komarova & Tolkachev, 2001) . The molecule crystallizes in the orthorhombic space group P2 1 2 1 2 1 . The molecular structure of the compound and the atom labeling scheme are shown in Fig 1. The absolute configuration could not be defined confidently based on the single crystal diffraction data. It was however established based on epimerization reaction of ergometrine, whose absolute configuration was determined previously (Cejka et al., 1996) . Besides the intramolecular hydrogen bonds between N1-H1N and N2 (not shown in Fig. 2 ), each molecule is connected to four adjacent molecules via intermolecular hydrogen bonds (see dashed green bonds in Fig. 2 ). As a result undulating layers are formed in the the ac plane.
Experimental
Ergometrine maleate salt was purchased from Sigma-Aldrich (Taufkirchen, Germany). The isomeric purity (> 99%) of ergometrine was proved by HPLC-FLD. The stereoselective conversion of ergometrine to ergometrinine was carried out as follows: 40 mg of ergometrine maleate were placed in a 250 ml round-bottom flask, dissolved in 100 ml methanol and 4 ml 28% ammonium hydroxide solution was added. The resulting mixture was stored at 40 °C in a drying cabinet in darkness for epimerization reaction. After 4 days liquid chromatography showed two different compounds, the reactant ergometrine and the product ergometrinine. Afterwards the solvent was removed in vacuo and the residue of compounds was redissolved in a mixture of water and acetonitrile (70:30, v:v) and subjected to preparative HPLC for separation and purification of the two epimers. Colourless crystals of ergometrinine were grown by slow solvent evaporation from acetonitrile:water (80:20, v:v) in the absence of light at ambient temperature.
Refinement
In the absence of significant anomalous dispersion effects, Friedel pairs were merged.
The N-H and O-H hydrogen atoms were located in difference maps and and fixed in their found positions (AFIX 3) with U iso (H) = 1.2 of the parent atom U eq or 1.5 U eq (C methyl , O). -methyl-4,6,6a,7,8,9-hexahydroindolo[4,3-fg] 
